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Pursuant to s. 227.19, Stats., notice is hereby given that final draft rules are being
submitted to the presiding officer of each house of the legislature. The rules being
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Carol Turner, Rules Coordinator
DNR Bureau of Legal Services
LS/5, 101 South Weabster

Telephone: 266-1958
e-mail: turnec@dnr.state.wi.us

An electronic copy of the proposed rule may be obtained by contacting Ms. Turner



B .in appos:tion “ none

REPDRT TO LEGISLATURE

. NR 252, w;s Adm Code o
._Regufatmn of eff uent tm;tataorzs and. pretreatment standards .
for the Ieather tannmg and ’fmtshmg ;ndustry

Board QOrder. No WT~8 99 st
Ctear:nghouse Rule. !\!Q 98 199 e

Statement of -'Need.;.;_._:_. .

Section 283,111}, Stats., requires. the adoption of. state wastewater codes that are -equivalent to
those estabitshad by the.U.S, Environmental Protection. Agency-._'_-_ _The U.S, EPA. amended their. ruies .
for the leather and ‘tanning- industry which establishes effluent limits. This rule limits the direct, . :
:d:scharge of poﬁutants into nav:gabie waters of Wssconsm and into pubhciy owned treatment works
by existing and new. fam!;t;es that engage:in !eather tanmng and f;n:shmg Chapmr NR 252s bemg
amended in crder 1o reﬁect thes t:haﬁge;_ in federal effiuem Iimttatlons : : :

Modzﬁcatrens as a Resutt of Pubflc Hearmg

There were no modifications as a resuit_.;gf. pubfic. hearing... ...

Appearances at the Public Hearing and Their Position - -+ .

In suppori: :

Thomas T Stocksdaie, SC Johnson & Son, inc.; ’3525 Huwa Street Racme, WI

As interest may appeat:

Ralph Erlckson, Madisnn Metropoirtan Sewerage Dlstrict, 16?0 Moortand Road Mad:son Wi
Craig R;ek@nn, BeIE Laborator;es lnc 3699 Kansman Bivd Mad;son Wf

ﬂesponse to Lagzsiatwe Councxi ﬂuies CEearmghouse ﬂepcrt

General:  Most of the comments stem from the fact that we are adopting federal rules into the .
administrative code. We have tried to follow the order and meaning of the federal rules as much as
possible. -Some of.the comments would delete or.alter explanatory. language that EPA used and
could inadvertently-change the meaning. -Additionally, these amendments were adopteci at the
federal tevel in 1988 and 1996, and affected parties are used to the order, format and Eanguage
used by EPA. Changing the rule significantly would make it less useful. As such, we have not
amended the rule to conform to clearinghouse comments where we feel it could alter the meaning
or be less useful. We have however accepted the comments and amended the code where it would
not alter the meaning or impact the rule’s usefuiness.

No comments were received from the public,

2.a. Concur: Change has been made.




2.b. The point of this comment is unciear. The bulk of this section spells out how precision and
accuracy are demonstrated. Laboratories submitting data under the wastewater program must be
certified under NB 149 which contams general requuremen‘ts regardmg quahty assurance, accuracy,
record keeping, records retention etc. ‘No change needed. o

2.c. This language matches the corres_po_hd_irig’ federal language e'xa’ctEy. Again labs certified under
NB 149 should have established ongoing quality contro! programs.”

2.d. Concur; Sentence has been deleted.

2.e. Concur: Separate subdivisions created, typo corrected and unnecessary sentence deleted.
2.f. Again this matches federal language. The procedum spelled ‘out is not mandatory but ad\nsory
and are intended to save the anaiyst time. Deletmg this section is’ nut adwsable Makmg it
mandatory would bﬂ more strmgent ‘than ?ederai requzrements -

2.9 Dlsagree The term "existing source™ is cteariy defined in the existing portton of the rule at
252.02{2), (8) and {9). Additionally the’ ‘Commient refers to existing language passages which are
not being amended but are merely reproduced here to clarify the limit changes made to each
section. Finally all other limit sections of this code include simiar’ language. No change needed.
2.h. The introductory sentence indicates the procedures are‘optional.

2.i. The sections have been renumbered as 262.036 and .0365. .

4.3,&b. Concur: Citations have been changed.

4.c. The reference to this section’is correct. The existing (2) mirrers the federal requuements The -
phrase "of thts sec’aon" has been deleted from {c). :

5.a. Concur: word inserted.

5.b.&c. See Qenerai c_o:mmerft above as well as 2.b&c.

5.d.,e.&f. Concur: d.- f.sen'fence rewritten, a.-reference added, f.-typo corrected,
§.g. Concur: this part has been be rewritten.

Final Regulatory Flexibility Analysis

There are 12 Wisconsin industries that conduct leather tanning and finishing and are subject to the
provisions ‘'of this rule. No impact is expected since these industries are already subject to the
equivalent federal rule, .




. ORDER OF THE STATE OF WISCONSIN NATURAL RESOURCES BOARD.
AMENB!NG REPEALING AND RECREATiNG AND CﬁEATiNG RULES

The Wisconsin Natural Resources Board proposes ‘an order to amend NR '252.02(12), 252.11,
252.15, 252,25, 252,31, 252.35, 252,41, 252.44, 252,61, 252,61, 252.64, 252.65, 252.71,
252.85, 262.91 and 252.95(2); to repeal and recreate NR 2562.03; and to create NR 252.035,

252,036, 252, 0365 and 252.04(4) reEatmg to effluent ilm;tatlor:s and pretreatment standards for the
faather tanmng and fm:sh:ng mdustry . o

WT-8-99°

Analysis Prepared by the Department of Natural Resources:

Statutory. autbor;iy ss 283 T!H}, 283 ¢9 1}, 283 2?(1), and 227 11{2}{4':1), Stats .
Statutes mterpreted 88! 2833, 11, 283 13, 283.19, and 283 23 Stats :

The Federal Water Poilutron Control Act amendments of 3972 estabiashed a compmhens:ve pragram _
to "restore and maintain the chemical, physical, and btologlcal antegnty of the Nation's waters.” (33
USC s. 1251{a)}). To implement the act, the U.S. Environmental Protection Agency issues effluent
limitation guidelines, pretreatment standards, and new source performance standards for, industrial
wastawater ri:scharges The Clean Water Act of 1977 expanded the federal poliution controt program
by setting different types of efffuent km;tat:ons “best practicable. technoiogy ".(BPT),."best available
technology™ {BAT}, "best conventional technology" {BCT), "new source performance standards”
(NSPS), "pretreatment standards for existing sources" (PSES), and "pretreatment standards for new
sources” {PSNS}. The Clean Water Act stresses control of toxic, po]iutants mciudmg 65 “pr;orzty" BREREEE:
"jpaiiutams and classes of po[iutants in ZT ma;or :ndustrtes : :

The Wrsconsm Department of Natural Resnurcas msntuted the W;sconsm po Iutant d:sf;harge
elimination. system in 1878. This. _system included regulatton of effluent discharges from vaﬂous
industries. The Wisconsin Department of Natural Resources is amendang ch. NR 252, Wis, Adm o
Code, to regulate the leather tanning and finishing industry. The provisions of this: chapter are hased
upon the U, 7 §nv;ronmentat Agency s regulations in 40 CFR 425, - SRR R s

T“he purpose of thesa amendments is to spec;fy efffuent hmltatmras for BPT BCT BAT and NSPS far_ :
the direct discharge of pollutants to waters of the state and to establish. pretreatment standards for ..
the introduction of pollutants into publicly owned treatment works. The effect of amending ch. NR
252, Wis. Adm. Code will be to amend state standards and limitations for industrial wastewater
discharges from the leather tanning and finishing industry. The Code will reflect these changes made
by the United States Environmental Protection Agency. under autharﬂy of sections 301,-304,.306,
307, 308 and EQE of the Clean Water Act. {33 USC ss. 1311, 1314, 13186, 1318, and 3361)

These amendments add new anaEyticaE methods for the measurement of suif;de m wastewat&rs at
certain tanneries, clarify procedural requirements for POTWSs to follow in datermmmg whether sulfide
pretreatment standards are applicable, revise effluent limitations for BPT and NSPS, and cEar;fy the
production levels betow which the. chrommm PSES do not appiv Fma!ly the amendments remove the
upper pH limit for PSES at certain tanneries. :

This proposed ruia is essent;alfy rdent:cal to 40 C, F. R Part 425 for purpcses of s. 227 14(“}m)€ )
Stats. However, changes have been made in the text of the federal regulation to make the rule useful




to Wisconsin c1ttzens, :ndusta’y, and reguiatmg authormes These changes are conssstent ‘with the
current state regula’tor\/ Framework and reflect the conventions of state rule drafting. Where possible,
Wisconsin Administrative Code references were subﬁatuted in the text for reference to the Code of
Fede[ai Rgguia‘{]{)ns, e . s e L

SECTEON ’1 NR 252 02{1 2) ES amended to read

I\iﬂ 252 g21 12) "Sulflde“ means 'tx:ztai sulfide as measured by the .' ociety:
3 03 potassium famcyan;de titration ‘method
descr:bed in’s. NR 252 035 or 1he modlf:ed Mnmer- Wﬂkaams method described in s. NR 252.0386,

SEcTzON 2. NR 252..03'.:.3is'rs§eaiedE'anai.sreéfeated:to%rééd:: s

NR 252 03 Sulfﬁde ana!‘ytzcal method {1} The potassium ferricyanide titration method
-described in s "NR:252, 035 shall- be used whenever pra::t;cable for the determmataon of su£f;c§e m

wastewaters’ discharged by p!ants operatmg inall suhcategﬂnes except the hair save or pulp, nnﬂ- S

chrome tan; retan- -wet finish secnorz ins. NR: 252 30, Iy all other tases, the modified Monier-
Williams method as:described in s. NR 252.036 shall be used.as an altematwe to the potassium
ferncyamdé_ntrataon method for the determmatlon of sui’ftde m wastewaters dlscharged by piants
operatmg r'i'ait sectlons except ss NR 252 30

) (2} The modsf:ed MomeﬁW;Ihams method ag descrabed ins, NR 252 036 shall be used for
the determination’of suifrde in ‘wastewaters dlscharged by ptants operatmg m the’ haar save or pulp,
non- chrome tan retan wet fmlsh subcategory pursuam 10 s. NR 252 30

__SECT!ON 3 NR 252 035 s created to fead

e 1 . 1 _ itration method The oll' :ing metbod ;s based on _
method SLM 4/2 described in Official Method of Analysis, Socxety of Leather Trades’ Chemtsts, o
Fourth Revised Edmon, Redbaum, Herts Engiand 1965 and is to be used for the determmatton of -
sulf;de in alkahne was - : . e

(1} GUTL INE OF METHGD (a) The buffemd sulfade soiuteon is ‘ﬂtrated with standard potassium™
ferncyamde soiutlon n the presence ofa ferrcus d;methyigiyoxame ammon;a campfex The sulfide is = -

oxidized to sulfur. Sulfite interferes and shall be precxpﬁated wﬁh baraum chlorlde Th;osulfate is not ':. g
titrated uncier the condttaons of the determmat:on ‘. :

(b) Apparatus* 'burrette, 10 mi

{2} REAGEB}‘Y {ai G 1 Preparat:on of 0,02'N potassmm ferncyamde Ul327025 g. per liter - thls ]
solution must bekeptiin the dark. Waigh to the nearest tenth of a gram 6. 6 g of analytical reagent -
grade potassium ferricyanide and dassotva in one E;ter d;strtied water Store m an amber bottle in the
dark Pmpara fresh each"week A : '

|b) Standardization of femcyamde soiuimn “Transfer 50 mil’ “of- sotutzon to a 250 mi.
Er[enmeyer flask. Add several-ciystals of potassium iodide, abott one g/ i genﬂy o d:sso!ve,
add one ml. of 6N hydrochloric acid, stopper the flask, and swirl gently.” ‘Let stand for 2 minutes,
add 10 ml. of a 30% zinc sulfate solution, and titrate the mixture containing the gelatinous
precsp:tate wath standardtzed sadmm th:asulfate nr phenylarsme oxsde t;trant m the fange of O 025*
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0.050N. Add one mi. of starch indicator solution after the color has faded to a pale yellow, and,
continue the titration to the disappearance of the blue color. Calculate the normality of the
ferricyanide solution using the aquatlon._ :

Normality of Potassium Ferricyanide = (ml of th;usuifate added) X (normality of thiosulfate)
KaFelCN}s ... B R ST .. Ml of Ks FelCN)s..

{c) Preparatton of BM ammonium chloride buffer, pH 8.3: stsaive 200 g, ammonium -
chioride in approxlmateiy 500 mi. d;stﬂ!ed water, add 200 ml. 14M reagent grade. ammanium .
hydroxide and make up 1o one ﬁter w:th d:stdied water. The huffer may be prepared in.a hood.
Store i ina ttghtiy stoppered comamar. B T : :

cﬁhydrate in one hter of des’uliad wa!er

_ {e} Preparation of ferrous dtmetbylg!yoxame indicator solution: Mix 10 ml.. 0.8 percent.
fsrrous sulfate, 50 mi one percent dtme’thyiglyox;me in ethanol and 0 5 ml concantrateé sulfuric .
acid. :

{f} Preparatlon of stock suffide standard 1000 ppm Dlssotve 2 4 g reagant gracfe sodium
sulfide in one liter of distilled water. Store in a t;ghtly stoppered container. Diluted working
standards must be prepared ’fresh daliy and their.concentrations determined by EPA test procedure
376.1 (see 40 CFR 136.3, 'E"abte 1B, parametef 66 {49 FH 43234 Octabar 26, 1984, with
correct:cn not:ce at 50 FR 690 January 4 1985)) immed;ately prior m use..

{g) Preparatton of TON NaOH Dassolve 400 g. of analytacaf reagent grade NaOH in one liter
-dtstzlied water R : Ll o e :

{h) Sample preservat;on and stcrage samples are 1o, be ﬂeld f:ltered by esther gravm; or.

--..;.__-:'pressure with Goarse filter paper; sm:h as Whatman4 or aquwalem :mmedaateiy after collection: -
+ Filtered samples.must be preserved by adjustment to pH> 12 wﬁh 10N:NaOH. Sample containers

must be covered tzghtiy ‘and’ smred at 4 degrees C until anatysw Samptes shaﬁ be. analyzed within
48 hours of collection, f these procedures cannot be achieved, it is the Eaboratcry s responsibility.
ta ;nstitute quailty controi procedures that shall prowde dﬂcumematmn of sampie integrity.

(3) PﬁGCEDuﬂE ia} Tr_ansfer ‘EOO ml of sampie 1o be anaiyzed or a suitable portion.

containing not more than 18 'mg, suEfzde supplemented to 100 mi wnth dis’ti lled water, to a 250 mi, ..

Erienmeyer ﬂask'

(b) :Adj'ust”'the s'amgze 'té pH s;s-é 5 with 6N HCT.,

( ) Add 20 mi of &M ammonium chior:de buffar (pH 9. 3}, oree mi of ferrous '
dimethylglyoxime indicator, and 25 ml. of 0.05M barium chloride. Mix gentiy, stopper, and Iet
stand. for 30 mmutes _

(d} After 10 minutes titrate with standardized potassium ferricyanide té'disa'p';aéérénce of

pink color. The endpoint is reached when there is no reappearance of the pink color after 30
seconds. o B .

... tel Calculation and reporting of results. . . ... .

e



mg/l sulfide = A x B x 16,000 :
o “yol. in ml. of
sample titrated

where A = volume ih.ml. of potassmm ferrlcyanlde solution used,
and B= normality of potassmm “ferricyanide solution. Report results to 2 significant figures.

{4} QUALITY CONTROL! Ga) Each iaboratory that uses this method is reqmred o operate a
formal quality control pfogram The minimum requarements of thss program cons;st of an mtttal
demonstration of laboratory capability and the analysis of repilcate and spiked sampies asa _
continuing check on performance. The laboratory is required to maintain performance’ records to
define the quality of data that is generated. Ongoing performance checks shall be compared with
established performance criteria to determine if the resuits of anaiyses are within precision and
accuracy ltm;ts expected of the method.

(b} Before performmg any anaiyses “the: anaiyst shall demonstrate the abtilty to generate _
acceptable precision’and accuracy wrth this method by performing the fai!owmg operations., '

1. Pe_rform 4 repilcate ana!yses of a 20 mg/! sulflde standard prepared in d;stliied water. See
sub. (2)(1} ' '

2.8 Calculate clean ‘water precision and accuracy in accordance with stand_@_{d statlstlcai
procedures. Clean water acceptance limits are presemecf in subd. 2.b.. These criteria sha!l be met
or exceeded before sample analyses can be initiated. " A clean water standard shall be analyzed with

each sample set and the established criteria met for the analysis to be considered under control.

b. Clean water precision and accuracy acceptanca limits: for distilled water sampiéé .
containing from 5 mg/i to 50 mg/l. sulfide, the mean concentranon from 4 repilcate anaivses shall
 be wathm tha range of 50 to ‘3 10% of the true value § ' o - . :

éc} The method detectzon E;mtts or MDL may be determmed perzod;caiiy by each pamcmatmg
laboratory in accordance with the procedures specified in "Methods’ for Chemical Analysis of
Municipal and 1ndustna| Wastewater," EPA 660/4-82-057, Jufy 1982, EMSL Cmcmnat;, OH
45268, For'the convenience of the user, these procedures are contained i ins. NR 252 0365,

{d} A mm;mum of one spiked and ‘one dupiicate sampie shait be performed for each
analytical event, or 5% ‘spikes and 5% duplicates when ‘the number of sampfes per event exceeds L
20. Spike levels are to be at the MDL and at x where x is the concemrat;on found if in excess of the
MDL, See par. {c}) for MDL samples. Spike recovery shall be 40 to 120% for the analysis of a
particular matrix type to be considered valid. H a sampie or matrix type provsdes performance
outside these acceptance limits, the analyses shall be repeated usmg 1he modtﬂed Memer~WilEiams
pracedures descnbed in's. NR 252 038, S

{e) Report results in mg/liter, When duplicate and spiked samples are analyzed, re.pOrt all
data with the sa;‘n_pie__result_s;. :
SECTION 4, NR 252.0386 is created to read:

NR 252.036 Modified Monier-Williams method. {1} OUTLINE OF METHOD.  {a) Hydrogen sulfide
is liberated from an acidified sample by distillation and purging with nitrogen gas (N2}, Sulfur dioxide
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interference is removed by scrubbing the nitrogen gas stream in a pH 7 buffer solution. The sulfide
gas is collected by passage through an alkaline hydrogen peroxide scrubbing solution in which it is
oxidized to sulfate. Sulfate concentration in the scrubbing solution is determined by either EPA
gravimetric test procedure 375.3 or EPA turbidimetric test procedure 375.4 {see 40 CER 136.3,
Table IB, parameter 85 {49 FR 43234, October 26, 1984, and correction notice at 50 ER 690,
January 4, 1985)), _ . . S e e T

{b){apparatus see figure 1.) Catalogue numbers are given ohiy to provide a more complete
description of the equipment necessary, and do not constitute a manufacturer or vendor
endorsement. B '

Heating mantel and control (VWR Cat. No. 33752-464)

1000 ml. distilling flask with three 24/40 joints (VWR Cat. No. 29280-215)
Friedricks condenser with two 24/40 joints (VWR Cat. No. 23161-009)
125 ml. separatory funnel with 24/40 joint (VWR Cat, No, 30357-102)
Inlet tube with 24/40 joint {VWR Cat. No. 33057-105) -
Adapter joint 24740 to 19/38 (VWR Cat. No. 62905-28)
Adsorber head {2 required) {Thomas Cat. No. 9849-R29)
Adsorber body (2 required) {Thomas Cat. No. 9849-R32) . . y
Laboratory vacuum pump or water aspirator . e e e

' o ) FIGURE 1

- EQUIPMENT ASSEMBLY

WATER OUT e ADEPTER JOINT

WATER IN

2% mi b, FRIEDRICKS
SEPARATORY . CONDENSER
FUNNEL :
INLET
TUBE  TRAP NO. | arnen

TRAP NO. 2 v

i, 1000 Wl i

DISTILLING FLASK

A g ' ' ADSORBER MEAD
\ s AND BODY (2}

i

HEATING MANTLE  ©




{2‘) REAGENTS (a} Potass;um hydroxade, 6N D;ssoive 340 g. of analytecal reagem grade KOH
in one iiter dlstitied water L

(h} Sodsum hydroxxde BN: Dassuive 240 g. of anaiytacai reagent grade NaOH in one liter
d:stliiad water

(c) Sodaum hydromde 0. 03N Dl!ute 5 0 'ml. of 6N NaOH to one liter with distilled water _
{d) Hydrocmmac aczd SN D;lu*te 500 m! of concen‘trated HCi ta one l!ter with dzstmed

water,

{e) Potassium phosphate stock buffef, G SM Dassolve 70 g of monohas;c potassmm
phosphate in approximately 800 ‘mi; d:stliied water,” Adjus’t pH 10 7. 0 0.1 weth BN potassium
~hydroxide and d:iute to 1 hter wzth dmﬁ!ed watsr St" K. soiutien m : able for several months at 4
"'degrees C. " S : ' e - o

h") P 01335“«‘”7 phosphate buffer, 0 GSM S;Iute one’ vciume of 0 EM potass;um phosphate
stock buffer w:th 9 voiumes____of dxst;ited water Soiution is stablé for one month at 4 degrees C.

{g) Alkaline 3% hydrogen pemxsde Dzlute ane volume of 30 % hydrogen peroxide with 9
volumes of 0.03N NaOH. Prepare this solution fresh each day of use.

{h) Preparanon ‘of stock sulfide standard, 1000 ppm.: Dissolve 2.4 g. reagent grade sodium
sulfide in one liter of distilied water. ~Store in a tightly sioppered. container, Diluted working
standards shall be prepared fresh ‘daily and their cnncen’trations determined by EPA test procedure
378.1 1mmedfately priof to use {see 40 CFR 136 35 “Table 1B, parameter 66149 FR 43234, October
; .__.26 1984 and correctlon notme at 50 FR 690, Jarauary 4 1985))

(i} Sample presarvatmn and stcrage Preserve unﬁitered wastewater samples 1mmad|a’teiy "
after coiiect;on by adjustment to pH > 9 with 6N NaOH and addition of 2 ml. of 2N zinc acetate per
liter. This amount.of zinc acetate.is; adequate to preserve 64 mg./l. sulfide under ideal conditions.

. _Sampfe containers shall be-covered t!ghtly and stored at 4 degrees C antil’ analysis. Samples shall
" be analyzed within 7 days of collection, If these procedures cannot be achieved, it is the

laboratory's respons:bahty 'cc mst tute quahty cantroi pmcedures that w1t! provide documentation of
sampie :ntegnty ClE Lo .

{3) PROC&DURE {See Figure 1 for apparatus !ayaut}
{a) Place 50 m‘i- of 0.058M pH 7.0 pctass;um 'phosphate huffer in trap no. 1.
"f: {b} Place 50 mi of atkaime 3% hydrogen perox&de in trap no. 2.

{ } Sample.. mtraducnon anci N2z prepurge Gentiy mix: sampie to be analyzed to resuspend
settled material, taking care not to aerate the sample.: Transfer 400 mi, of sample, or a suitable
portion containing not more than 20 mg. suifide dilutedte 400 mi. with distilled water, to the
distillation flask. Adjust the Nz flow so that the impingers are frothing vigorously, but not
overflowing. Vacuum may be applied at the outiet of trap No. 2 to assist in smooth purging. The Nz
inlet tube of the distillation flask shall be submarged deeply in the sample to ensure efficient



agitation. -Purge-the sample for.30 minutes without applying heat. Test the apparatus for ieaks
during the prepurge cycie usmg snaop Q?‘ soap water solution. : : :

{d} Vclatﬁiizatlon of Hz S lnterruzpt the Nz ﬂow and vacuum and :rztreduce 100 mi cf 61\3 HCi
to the sample using the separatory funnel. Immediately resume the gas flow and vacuum. Apply
maximum heat with the heating mantle until the;sample begins to boil, then-reduce heat'and -
maintain gentle. bot!mg and. Nz flow for:30 minutes. -Terminate the distillation cycle by turning off -
the heating mantle and maintaining N2 flow through:the system for 5 to' 10 minutes.:: Then turn off
the N2 flow, release vacuum, and cautiously vent the system by placing 50 to 100 ml. of distilled
water, in the separatory funnel and. epemng the: stopcock carefully. -When the bubbling stops and
the system.is equailzed 1o atmosphetm \pressure;.remove the separatory funnel. Extreme care shall
be exercised in 1ermmatmg the dtstniiatlon cyc:ie to-avoid- ﬂashvover draw- back or: wo!ent steam:.
releas@ PR L i e ;. G en - . . . . . . : :

le} Ana!yze the cantents of trap no. 2 for:sulfate according to either EPA gravimetric test
procedure 375,3. (Jf EPA. turbid}metnc test procadure 375.4 {see 40 CFR.136.3, Table 1B, parameter . -
65.{49 FR: 43234 Oc’tobar 26,1984, and. correction notice at 50 FR. 690 January 4 1985)} Use
the resuit 1o catculate mg fl of sulﬁde in wasmwate: sample o
{f)‘i Caicuiations and reportmg nf rasuits

2 Grav:m etric procedure

mg sulfide/l = {mg. BaS0a coilectad in Trap No. 2) x {137)
volume in ml, of waste sample distilled

-JTurbidimetric procecfure

: mg su!f:de/’f A X B x 333

where A=mg/l of. sﬁlfaie in trap:no. 2.
B =liquid volume inliters in-trap-no.. 2. -
and C= voiume in: mi of waste sampie d:sﬁlted

' 4 Re;mrt results 1’0 2 Signmcant fiQUI’BS

{4} ClUALiTY CON?ROL {a} Eat:h iaboratory that uses thts method shail operate a forma qua?ity :
controi program. The minimum requirements of this program consist of an initial demonstration of
laboratory capability and-the analysis of replicate and spiked samples as.a continuing check on
performance. The laboratory shall maintain performance records to define the quality of data that is
generated.. Ongoing performance checks shall-be compared. with established performance criteria to
determine.if the resuits ef analyses are within: precis;en and accuracy firnits. expected of the method.:

{b} Before perfcrmmg any anaiyses the anatyst shaH demonstrate 1he abxhw ’:o generate
acceptabfe accuracy and prectseon by performmg the fotlowmg operations,

f ?erfcrm 4 rapf;cate ana!yses of a- 29 my. !E suh‘lde standard prepared in dxstaiied water
Refer to par. (h} under "Reagents.”



2.a. Calculate clean water precision and accuracy-in accordance with:standard ‘statistical
procedures. Clean water acceptance limits are presented in'subd. 2.b: These criteria shall be'met or
exceeded before sample analyses can be initiated. A clean water standard shall be analyzed with
each sampie set and the estabhshed crttena met for the ana!yses to be cons;dered under controi

b Ciean water pfecssaon and accuracy acceptance hmr{s iar dasi‘lﬁsd Wwater samptes
containing from 5 mgfl. to-B0 mg/l: sulfide, the mean ccncentra‘taen from 4 rep ;cate analyses shal!
be W!thm the: range m‘ 72 tc 114% of the true vafue SIS SR SIS

{c) The method detect:on itmit or MDL may.: be determmed penadlca!iy bv sach part;c:patang o
laboratory in accordance:with the procedures specified in "Methods for Chemical Analysis of -
Municipal and Industrial Wastewater;" EPA- 800/4-82-057; July 1882, EMSL, Cincinnati, OH -
45268, For the convenience of the user, these procedures are contained in s. NR 252,045,

+{d) ‘A minimum of one spiked and one dupiicate sample shall'be run for each analytical
event,-or- 5% spikes and 5% dupi;cates when the number of samples per’ ‘event exceeds 20. Spike-
levels-are'to be at the:MDL andat’ X when x is‘the concentration found if in‘excess of the MDL. See
sub. {c) of this section for MDL samples. Spike recovery shall be 60:10 320% for: the anaiys:s ofa ’
particular mamx type to be constdered valid. : : :

{2) Report all results in mg./liter. When duptscate and sp;ked samp!es are analyzed report all
data with the sample resuits.

SECY?ON 5, NR 252 0365 i5 created to read

NR 252.0365 Method detection limit method. {1} DERNITION. "Msthod detection-Hmit™ or
"MDL” means the minimum concentration of a substance that can be identified, measured and
reported with.99% confidence that ’zhe analyte concentration.is greater: than zero and determmad
frcm anaiysts of a sample ar; a gzven mamx canta;mng anaiyte L S :

{2} SCOPE AND APPLICATION., This procedure is deszgned far apptacabzhty to a wide variety of
sample types ranging from reagent or blank water containing analyte to'wastewater containing -
analyte. The MDL for an analytical procedure may vary as-a function of :sample type. All sampie
processing steps of the analytical method shall be included in the determination of the MDL. The
MDL obtained by this procedure is used to judge the s:gniflcance of a single‘measurement of a
future sample. The MDL procedure was des;gned for appiicabii[ty to a broad variety of physical and
chemical methods. Tc accompi:sh this, the procedura Was! made devace of anstrumem mdependent

{3) PROCEDURE {a) Make an estlmate of the da’tectaon Elmi‘c usmg one of the foilowmg

The concentration vaiue tha’( corresponds toan instrument s:gnai ornoise ratio in the -
range sf 2 5 to B, -If the criteria for qualitative identification of the analyte‘is'based upon pattern
recoghition techniques, the least abundant Stgnai necessary to achseve adantsftcation shail be
considered in‘making the: estimate R - R '

2. The concentration value that correspoﬂds to 3 times the standard dev:atton of repilcaie
instrumental measurements-for the analyte in reagent water, UL SR



3. The concentration va!ue that ccrresponds to the region of the standard curve w?)ere
there is a significant change in sensitivity at low analyte concentrations, such as a break in the
slope of the standard curve,

4. The concentration value that corresponds to known instrumental limitations.

{b} Prepare reagent or blank ‘water that is as free of analyte as possible. Reagent or
interference free water is defined as a water sample in which analyte and interferent concentrations
are not detected at the method detection limit of each analyte of interest, Interferences are defined
as systematic errors in the measured analytical signal of an established procedure caused by the
presence of interfering species or interferent. The interferent concentration is presupposed to be
normally distributed in representative samples of a given matrix.

{c)T H the MDL i is to be determined in reagent or blank water, prepare a laboratory standard
such as an analyte in reagent water at a concentration which is at least equal to or in the same
concentration range as the estimated MDL. It is recommended fo be between ohe and & t;mes the
gstimated MDL Proceed to par, (d),

2. #f the MDL is to be determined in another sample matrix, analyze the sample, If the
measured level of the analyte is in the recommended range of one to 5 times the estimated MDL,
proceed to par. {d).

3. If the measured concentration of analyte is less than the estimated MDL, add a known
amount of analyte to bring the concentration of analyte to between one and 5 times the MDL. In the
case where an interference is coanalyzed with the analyte and the measured level of analyte is
greater than 5 times the estimated MDL, there are 2 options:

'

a, Obtam another sample of iower Ieve] of anaEyte in same matnx sf poss;ble

h: The sampie may be used as is for determmeng the MDL if the anaiyie tevel does not _
exceed 10 times the MDL of the anaiyte in reagent water. The variance of the anaiytfca method
changes as the analyte concentration increases from the MDL, hence the MDL determined under
these curcumstances may not truiy refiect method vanance at fower anaiyte concentrattons

(d)1. Take a minimum of 7 aliguots of the sampie to be used to calculate the MDL and
process each through the entire anlaytical method. Make all computations according to the defined
method with final results in the method reporting units. If blank measurements are required to .
calculats the measured level of ‘analyte, obtain separate blank measurements for each sampte
aliquot anlayzed, The average blank measurement is subtracted from the respective sampie
measurements.

2. It may be economically and technically desirable to evaluate the estimated MDL before
proceeding with subd, 1. This will prevent repeating this entire procedure when the costs of
anafyses are high and insure that the procedure is ‘being conducted at the correct concen’cratloh itis
quite possible that an incorrect MDL can be calculated from data obtained ‘at many ‘times the real
MDL even though the background concentration of analyte is less than 5 times the calculated MDL.
To insure that the estimate of the MDL is a good estimate, it is necessary to determine that a lower
concentration of analyte will not result in a significantly lower MDL. Take 2 aliguots of the sample
to be used to calculate the MDL and process each through the entire method, mcludmg blank
measuremerits as described above in subd.1. Evaluate these data:



a. If these measurements indicate the _sample is in the desirable range for determining the
MDL, take 5 additlonai ahqucts and proceed Use all 7 measurements to calculate the MDL.

b. if these measurements indicate the sample is not in the correct range, reestimate the
MDL, obtain new sample as in par. (¢) and repeat either subd.1. or 2.

{e) Calculate the variance ($%) and standard deviation (8) of the replicate measurements, as follows:

82 = 1 mmgmm%”____
n-1 . = s—-_1
BELSS s+(s"‘)“5 s
where: the xz 0 = 1 to n are the anaiyt;cal results | in the fanal method mportmg units obtained from
the n sampie ai;quots and ' :
ST
z Xl
=T -
refers to the sum cf the X values from i=1ton.

{fi1. Compute the MDL as follows:

“MDL = tint, 15 = 199 gy
where:

MDL = the method detection

t (n1, 1-a=,99)=the students t value appropnate for a 99% cunfzdence ievel and a standard
.-dev;ateon estzmate with.-n-1 degrees of freedom as given in subd 6.

S standard devzat;on of the repilcate analyses S

2. The 95% conﬁdence limits fﬂ!’ the MDL der[ved in par (f)? are computed accordmg to0
the foilowmg equatscns derwed from percenttles of the chi square over degrees of freedom
distribution .(XZ/‘df) and .c;atgg,;_i_gt_ed as follows:

MDLLCL=0.69 MDL |
MDLUCL=1. 82 MDL where MELLCL and MDLUCL are the iawar and upper 95% conftdence limits
respectively based on7 aitquots

{g}1. Optional iterative procedure to verify the reasonableness of the estimated MDL and
calculated EVEDL- of subseguent MDL determinations.,

2. lf this is the ;mt;ai attempt to computa MDL based on the est;mated MDL in par (a} take _
the MDL. as calculated in par. (f), s;z:ke in the matrix at the calculated MDL and proceed through the
procedure, stamng w:th par. {d}1.

3 1 Ihe currem MDL determmatten is an nterattcn of the. MDL procedure for whmh the.

splkmg level does not parmlt quaiztatwe :dennflcataon, report the MDL as that concentration
between the current spike level and the previous spike level which allows qualitative identification.

10



4. It the current MDL determination is an iteration of the MDL procedure and the spiking
level allows qualitative identification, use S? from the current MDL calculation and %2 from the
previous MDL calculation to compute the F ratio.

if  S% < 3.05
S%

then compute the spooled standard deviation by the following equation:

Spooled = [ 6Sa*+ 6852 ]o°

12

if S% > 3.05
S%

respike at the last calculated MDL and process the samples through the procedure starting with par.
{d).

5. Use the Spooled as caicuiated in subd, 3. tc compute the final NEDL accordmg to the
foilowmg equation

MDL=2.681 (spoo!ed}
whez‘e 2 687 is equai tot (12 t-a=, 99)

5 The 95% confidence Eamlts for MDL derived in g. 4 are computed accordmg to the
foiiowmg aquatzons denved from percemtles of the chi squared aver degrees of freedom dastnbut:on.

MDLLCL G 72 ME‘L
MDLUCL=1.85 NMDIL -

where LCL and UCL are the Iower and uppar 95% conﬁdence limnits respectweiy based on 14
ailquots SRS .

(4} REF‘ORT?NG The ana!yttcai method used sha[l be spec;flcatiy identified by number or tttle e
and the MBL for each analyte expressed in the appropriate method reporting units. - If the analytical
method permits options which affect the method detection limit, these conditions shall be specified
with the'MDL value. The sample matrix-used-to determine the MDL shall also be identified with the
MDL value. Report the mean analyte level with the MDL, If a laboratory standard or a sample that
contained a known amount analyte was used for this determination, report the mean recovery and
indicate if the MDL determination was iterated. If the level of the analyte in the sample matrix
exceeds 10 times the MDL of the analyte in reagent water, do not report a value for the MDL.

(B} REFERENCE. Glaser; J.A., Foerst, D.1., McKee, G.D., Quave, 8.A., and Budde, W.L.,
"Trace Analysis for Wastewaters,” Envzronmentat Science and Technoiog‘i, 15,1426{1981)."
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(6} TaBLE OF. STUDENTS™ T WALUES AT THE 999% CONFDENCE LEVEL:

Number of replicates  Degrees of freedom (n-1}) t{n-1, 1-a=.98}

T e et 6 3.143
B 1t s 7 2.998
D oo 8 2.896
LT JOT PO T OO OO st L IR B R IR R 1 - % [
TT ettt 10 2.764
1B eoeee et 15 2.602
21 e 20 2.528
2B oot 25 2.485
BT ettt 30 2.457
B1 1eeierreeeirireieeas e 60 2.380
2,326

SECTION 6. NR 252.04(4) is created to read: -

NR 252.04{4){a} Applicability of sulfide pretreatment standards. |f, after EPA and the POTW
have determined in accordarice with:this section that theisulfide pretreatment:standards of this
chapter are not applicable to specified facilities, a POTW then determines that there have:been
changed circumstances which justify application of the suifide pretreatment standards, the POTW
shall revoke the certification submitted under sub. {3). Circumstances include, but-notare not
limited to, changes in the factors specified in sub. {2). The POTW:and: EPA shall thep:adhere 1o the-
general procedures and time intervals contained in sub. (3¥in orderto determme whether the sulfide
pretreatment standards contained-in. thas chapter are a;ap ’cabiez;_ e

(b) if pursuant to paf (a) the suifade pretreatment standards of this chapter are’ apphcabie to '
a specified facility, the indirect discharger shall comply with the sulfide pretreatment standards no
later than 18 months from the daie of pubhcatlon of the federal reglster notice sdent;fymg the
facility. .o o

{c) At any time after October 13, 1883, if a POTW determines that there have been
changed circumstances which include, but are not %;mtted 10, changes in the factors specified in
sub; {2}, it may initiate ;zroceedmgs contained in sub: (3) to determine: that the sulfide pretreatment
standards of this section shall not-be applicable. - The POTW. and EPA shall follow the procedures
and time intervals contained-in-sub. {3} to make this determination, A final determination that the
sulfide pretreatment standards are not applicable shall be made pr:or 1o:the dlscharga of sulfide not .
in accm’dance w1th the standards set-forth in this chapter Clmhoad bl R ETI

SECTION 7: NR-252.11 is amended to read:.

NR 252,171 Effluent limitations representing the degree of effluent reduction attainable by
the application of the best practicable control-technology cutrently available {(BPT). Exceptas- - -
provided in 40 CFR 125.30-125.32, any existing point source subject to this subcategory shail
achieve the foliowing effluent limitations representing the degree of effluent reduction attainable by
the application of the best practicable control technology currently available (BFT):

12



Pollutant or pollutant TR ¥ BPT limitations

property kg/kkg {or pounds per 1000 Ib) of raw material
Max:imum for Max;mum for
any 1 day monthly average

BODS ...cvveetnen e enrirreratnra e rarres 8+ .83 . - 43 4.2
TSS v v 332 -13.4 80 6.1
Ol & grease .......oovcenvceniin e, 3-8 3.9 T
Total chromium ..oovicininieiens B8:23 0.24 0.08
BH s M "

"Within the ran_ge 8.0 to_Q.Q.

SECT!ON 8 NR 252 ?5 is amended to read

NR 252 15 Pretreatment standards for exlstmg sources {PSES} { 1} Except as prowded ins.
NR 252.04 and 40 CFR 403.7 and 403.13, any existing source subject to this subcategory which
introduces process-wastewater pollutants into-a-publicly -owned treatment works shall comply with
40 CFR Part 403, and achieve: the foilowsng pretreatment standards: :

Pollutant.or : : Mil!igrams per liter {mg/h
poliutant property : : oA NSE R e
L T Maxlmum for RN Maximum for: -~
“any 1'day monthly average
T ) e S ST SO 24 L.
Total chromium e e 12 8
2] R OO ST B *)
1Within-the-range-/.0-t-10-0- Not less than 7.0.

{2} Any existing source subject to this subcategory which processes less than 275 hides/day

B-8-millierpounds-per-yvear—at-260-werking-days-per-year) shall comply with sub. {1}, except that:

the total chromium irmltat;ons contamed in sub. {1} do not apply

SECTION 9. NR- 252 26 is amended to read

NR 252.25 Pretreatment standards for exnstmg sources (PSES} Except as prov;ded in s. NH
252.04 and 40 CFR 403.7 and 403.13, any existing source subject to this subcategory which
introduces process wastewater poliutants into a publicly owned treatment works shall comply with
40 CFR Part 403, and achieve the following pretreatment standards:

13



PSES
Pollutant or TR B Milligrams per liter {mg/})
pollutant property.. - ISR - .
Maximum for - Maximum for

any:1 day monthly average
BUHIE. e e e e e 24 L
Total chromium. .o rerr e aeas 12 8

"Within-the-fange-1.0-t6-10:0; Not less than 7.0,

SECTION 10 NR 252.31is amended to read:

NR 2'52 31 Efﬂuent Iamatatlnns representing the degree of effluent reductaan attamab!a by
the application of the best practicable control technology currently available {BPT). Except as
provided in 40 CFR 125. 30-125.32, any existing point source subject to’ ‘this ‘subcategory shall. -
achieve the faiiowmg effluent limitations representing the degree of effluent reduction attainable by
the application of the-best practicable control technology ‘currently available:{BPT):

Pollutant or S co e BPT ilmitat;cns

poliutant property kg;’kkg {or pounds per 1000 1b) of raw material
Maximum for Maximum for
any 1 day monthly average -

BODS ........ e e i 6.9 ‘6.7 3.4 3.0
3= TN 8.8 8.7 4B 4.4
Ol B Gred@se .o.ovieiinniniee s eaaaas =8 2.8 1.3
Total chromium ...... et teettrenerear e rrr st e aaranens 2418 017 0.06
o] = JTUT T OO ORI ' ( ("

' Within the range of 6.0 t0 9.0

SECTiON 11 NE 252 35 is amended to read

NR 252.35 Pretreatment standards for existing sources. {1) Except as prowded in 5. NR
252.04 and 40 CFR 403.7 and 403.13, any existing source subject to this subcategory which
introduces process wastewater pollutants into a publicly owned treatment: works shall comply with
40 CFR Part 403, and achieve the following pretreatment standards:

14



PSES
Poliutant or- Milligrams per liter {mg/1}
pollutant property

Maximum for Maximum for
any 1 day monthly average
R 1« £ DT 24 L
Total Chr oMU . i e ra e ar e 12 8
o1 o P R TP ERPRTUUPUTRRROR ") {")

%%h*ﬁ—ﬁ%%ﬁﬂﬁe‘—l@—t&—i@»@« Not less than 7.0.

{2} Any existing source subject to this subcategory which processes less than 350 hides/day

M&mm&dmww—a%—z@@mmwmpmﬁ shalt comply with s. NR 252 35{1),

except that the total chromium limitations contained in sub. {1} do not apply.

SECTION 12.°NR 252.41 is amended to read:

- NR 252.41 Effluent limitations representing the degree of effluent reduction attainable by
the application of the best practicable-control technology- currently available (BPT). Excépt as
provided in 40 CFR 125.30-125.32, any existing point source subject to this subcategory shall

- achieve the following effluent limitations representing the degree of effluent reduction attainable by
the application of the best practicable control technology currently available {BPT):

‘Pollutant or _pollutant BPT limitations
;Jroperty T : S kg/kkg {or pounds per 1000 ib} of raw material
Maximum for Maximum for
any 1 day monthly average
BODS ......... v v e ra s 6+ 8.9 3 4.0
T i e 84 12.8 44 5.8
Oil & grease :iv.ovuviiviniiionenrann 28 3.7 3 1.7
Total chromium ..., 017 0,23 006 0.08
PH e M ]

' Within the range of 6.0 t0 9.0

SECTION 13. NR 252.44 is amended to read:

NR 252.44 New source perfermance standards (NSPS). Any new source subject to this
subcategory shall achieve the following new source performance standards (NSPS): g



Pollutant or poi.l.uta.nt L ' ' NSPS

property T _-}kgikkg {or pounds per 1000 Ib) of raw material
Maxmum for Maximum for
' -any 1 day monthly average
BODB o.eveeeer e eeeeseseesveren e 63 65 28 29
T i 84+ .0 8.3 42 4.3
Qi & Orease tivivivniiiieieenrnereresenren e 2.7 ' 1.2
Total chromium ....... s re e o138 0.17 0.06
PH s Cerarnra s nsaraans vrrs e 0y "

' Within the range of 6.0_ to 8.0

SECTION 14 NR 252 51 ss amended .to read

RR 252 51 Eff!uenz ilmizattons rapresen&mg the degree of efﬂuent reductlon attainable by
the appiicatian of the. best pracncabie contrei technclogy currently avaliable {BPT). Except as’
provided in 40 CFR.125.30-125.32, any. existing point source sub;er:t to this subcategory shati
achieve. the: feiiowmg effluent limitations. representing. the degree: of effluent: reducteon attamab!e by
the appitcauon of the best pract;cable control technoiegy curremiy avaatab e {BPT) : :

?o%lutéﬁ: or .pofiutéﬁt”,i-;; _ e B?T 1|mrtaiions i Lo
property kg/kkg (or paunds per 1000 ib} of raw mat&rta|

Maxamum for _Maxamum for iy

anyt dav _monthly ‘average . 0
8.2 . 80 37 36

Oil. & Grease .o ummiivisiomsuvomrsinsneinsine oo 34 : 15

Total chromium ... o, viterenrnees ok 0.08

pH ...... - ........... _-:-__f_g) G Y

" Within the fange of 6.0 10 9.0,

SECTION 15. NR .252..61 is aménded to read:

NR 252.61 Effluent limitations representing the degree of effluent reduction attainable by
the application of the best practicable control technology currently.available (BPT).-Except as
provided in 40 CFR 125.30-125.32, any existing point source subject to this subcategory shall
achieve the following effluent limitations representing the degree of effluent reduction attaingble by
the application of the best practicable control technology: currentiy available {(BPT) - fa
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Pollutant or poliutant S BP’E’ hmltatsons

property sk e --kg[kkg lorpounds per 1000 Ib} of raw materzal
Ma-x-imumi. for Maximum for
any 1.day monthly average
BODSE Lo 3D 3.2 3 .. 1.5
TSS (i et ity 4347 18 . 2.1
Oit & grease ........... T 3214 886 061
Total chromium ....... R e o 008 Lo 003
P e " .- N

! Within the range of 6,0 t0.9,0

SECTJON iﬁ NR 252 64 s amended tca read

NR 252 54 New source perfermance standards, Any new suurca sub;ect to th{s subcategory
shall-achieve the fo!iawsng new source performance standards iNSPSi

Pollutant or pollutant. e NSPS :
property kgfkkg (or pounds per 3000 ib) of raw matenai
Max1mum far Maxsmum for .

any 1Tday. -~ oai munthty average

Oil & grease ............... JTS TV Peinien .
Total chromium ..o i, G,
pH .o, [SPTTT edirrereraness Vecisraeens _

! Within the range 'of 6.0 to 8.0

SECTION 17. NR 252.65 is amended to read:

-NR 252.65 Pretreatment’ standards for existing sources:{PSES}). Except-as provided in s. NR
252.04 and 40-CFR-403.7 .and 403.13, any existing source: subject to this subcategory which
introduces process wastewater pollutants into ‘a publicly owned:treatment-works shall compiy W1th :
40 CFR Part 403, and achieve the following pretreatment:standards:. : : '

17




: PSES
Pollutant or .. = R Milligrams per liter {mg/l)
pollutant property

Maximum-for Maximum for
any: 1.day monthly average
Sulfide. v s, T PN 240 L
Total chromium. .. ccovciicrinrens i e a e aeara e aaraies 12.0 8.0
21 SRR LA S ceavererncerarranrranianns 8 M

Within-the-range—-0-t0-10-0- Not less than 7.0,

SECTION 18. NR 252.71 is amended to read:

NR 252.71 Effluent ilmltatlons representing the degree of effluent reduction attainable by
the application of the best practicable control technology currently available {BPT). Except as
provided in 40 CFR 126,30-126.32, any existing point source subject to this subcatégory shall
achieve the following effluent limitations representing the degree of effluent reduction attainable by
the application of the best practicable control technology currently available {BPT);

Pollutant or pollutant - 7 TR0 T BPT limitations
property : kg/kkg {or paunds per- H}OO b} of raw material
Maximum for = Maximum for

any 1 day monthly .average
CUBODE v 3320001600 58 6.8
S8 .o, i reerveeerrrrans veeres rereriaes 393 218 87 9.9
Ol & grease coveecinivciringsisenn e B8 63 25 2.8
Total chromium ............ PR o34 039 o2 0.14
PH SO ) "

' 'Within the range of 6.0 to 9.0

SECTION 18. NR 252.85 is amended to read:

- NR.252.85 Pretreatment standards for existing sources {PSES). Except as provided in s. NR
252.04 and 40 CER:403.7 and 403.13, any existing source subject to this subcategory which
introduces process wastewater pollutants inte a publicly owned treatment works shall ccmpéy with
40 CFR Part 403, and achieve the following pretreatment standards:
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PSES
Pollutant or : S Milligrams per liter {mg/l} "
poliutant property - v

Maximum for Maximum for
any 1 day monthiy average
SUHIAE. 1vvvververrieeesreris e i 24,0 R
Total Chromium. .. ceirarernens 12.0 8.0
PH e " M

'Within-the-range7-0-t0-10-8: Not less than 7.0,

SECTION 20. NR 252.91 is amended to read‘

NR 252.91 Effluent l:mltatlons representmg the degree of effluent reduction attainable by
the apphcaftlon of the best practicable control technology currently available {BPT}. Except as
provided:in 40 CFR 125.30-125.32, any existing point source subject to this subcategory shall
achieve the following effluent limitations representing the degree of effluent reduction attainable by
the apphca’tton of the best practacabie cnntro! techno!ogy currently available {BPT):

Pollutant or pollutant BPT limitations
property kg/kkg {or pounds per 1000 Ib) of raw material
Maximum for Maximum for
_ any 1 day monthly average
s'ons ........................................... 42 58 19 2.6
CT88 L ................ 81 8.3 28 §,§_
Oil & grease 8 24 878 1
Total chromium ....oioiviiinniic S-13 15 804 Q.05
PH e e (' "

' Within the range of 6.0 t0 9.0

SECTION 21. NR 252.95(2) is amended to read:

NR 252.95(2) Any existing source subject to this subcategory which processes less than
3,600 splits/day {3 - y y # shall comply with s.
NR 252.95 (1), except that the totaf chromtum tnmrtataons contained in sub. {1} do not apply.
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The foregoing rule was_._ap;_;_rqﬁed_ and adopted by the State of Wisconsin Natural Resources
Board on January 24, 2001,

The rule gh:_a'!_i'tal.(e. .effe_ct. on the first d'éy' of the month following. publication in the
Wisconsin administrative register as provided in-s, 227.22(2}{intro.}, Stats.

Dated at Madison, Wisconsin

STATE OF WISCONSIN
... DEPARTMENT. OF NATURAL RESOURCES

George E. Meyer, Secretary

{SEAL)
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' -3'€0mment .A-ttached : YES | ¥ e “NO-y

5. CLARITY, GRAMMAR, PUNCTUATION AND USE OF PLAIN LANGUAGE [s. 227.15 () ()}

Comment Attached ves [+~ U NO

6. POTENTIAL CONFLICTS WITH, AND COMPARABILITY TO, RELA’I‘ED FEDERAL
REGULATIONS [s. 227.15 (2) (g)]

 CommentAttached  vBS[ ] ;No";"/'_:

7. COMPLIANCE WITH PERMIT ACTION DEADLINE REQUIREMENTS [s. 227.15 (2) ()]

Comment Attached YES NO I~
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CLEARINGHOUSE RULE 98-199
~ Comments

[NOTE: All citations to “Manual” in the comments below are to the
Admmlstratwe Rules Procedures Manual, prepared by the Revisor of

Statutes Bureau and the Leglslatwe Council Staff dated September
1998.]

2. Form, Style and Placement in Adminisirative Code

acdns: NR 252.03 (1), it appears that in the last sentence the reference to-“all sections

extzépt ss. NR 252:30. through 252.36” should be changed to- refer anly to 5. NR' 252.30. -
Sections NR 252:31 to 252.36'set forth effluent limitations and pretreatment standards; they do

not refer-to the types of operations occurring in certain plants.

b. Section NR 252.035 (4) (b) requires that before performing any analyses, an analyst
must “demonstrate the ability to generate acceptable precision and accuracy.” It is unclear how
compliance with this requirement is to be demonstrated. ‘Must records of the operations that-are
performed by the’ ‘analyst under this paragraph be provided to the department? = Must ‘such
records - be maintained by the laboratory? - By what process will the department insure that
analysts have the ability to conduct analyses?

c. In the first sentence of s, NR 252.040 (4) @), it appears that “establish and” should
be inserted before “operate.”

d. It appears that the third sentence of NR 252.045 (2) (a) is unnecessary because the
procedure whzch must be used is set forth in sub. (3)

e. The material set forth after the colon in s. NR 252.045 (3) (a) should be set forth in
separate subdivisions. In addition, it appears that the second occurrence of the number 5 in that
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paragraph should be deleted and the second to the last sentence in that paragraph is unnecessary
and should be deleted. L :

£ Ines: NR252.045 (3) (d) 2., it is. unciear whether an analyst is required to evaluate the
data by the methed that is set forth. This. subdivision should be rewritten to clearly specify. what
actions are required. In addition, it appears that the information contained in the first three
sentences of that subdwxsion is merely éescnp e d should be deleted.

g Sectwn NR 252 11 refers to any exxstmg point source. The use of existing is
confusmg "Is use ‘of that word intended to limit the application of s. NR 252.11 to those point
sources which existed at the time the rule was promulgated? This term should be replaced with
more specific explanat:on of the applicability of 5. NR 252.11. [See s. 1.01 (9) (b) Manual.]
This comment also applies to ss. NR 25215, 25231, 252.35, 252. 41, 252.51, 252.61, 252.65,
252,71, 252.85, 252.91 and 252 95.

h I{ is unclaar whether an anaiyst must carry out any of the procedures set forth in s.
NR 252.045 (3) (g) That paragraph should be rewritten to spec:ify which procedures must be
carried out, - N 1T S N R .

i Thc treatment caf $5.. NR 252 040 252 045 and 252 04 are out of sequence Further,
a new number should be asmgned to s. NR 252.040 if the numbering of s. NR 252.04 is to be
retained.

-a.: Ins. NR. 252 035(4) (b) 2 2, the rcferencc par (b) 2 b beiow” should be repiaced -

RS _iby arﬁference o‘fsubd 2 b”

b It appears that thc rcfcrences to “7b” aﬂd “7c ” in s. NR 252 045 (3) (g) 5.and 6 are
mcorrect o

¢ In the ﬁrst sentence of s NR 252 04 {4) {a) it appears that the reference to “this
section” ; sheuid be. replaced with' a ¢ross-reference to- the provision in the federal regulations

which: sets forth the standards. for detemumm the applicability of sulfide pretreatment standards ~ -

to a facility.. In par. (c), ach occurrence of the phrase “of this section” should be deleted.

5. Clarity, Grammar, Punctuation and Use of Plain Language

a. Ins. NR 252.035, it appears that “and” should be inserted after “1965.”

‘b, How kmg st the pﬁrformance records mferred te m 8. NR 252 040 {4) (a) be
maintained by a laboratory? In addition, it is unclear to which operations the Tequirement to

maintain performance records applies. =

¢ In's. NR 252.040 (4) (b), it'is unclear whether an analyst must carry out the
demonstration of ability before performing any type of analysis for the first time or whether an
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analyst must carry out the demonstration of ability each time he or she performs any type of

analysis. This point should be clarified.

d. The second sentence in s. NR 252.045 (3) (¢) 3. is incomplete. In addition, what is
the purpose of the colon at the end of that sentence?

e. To whom does the term “students,” in s. NR 252.045 (3) (f) 1. refer?

f. Is the term “spooled,” used in s. NR 252.045 (3) (g) 5. correct?

g. It appears that the first sentence in s. NR 252.04 (4) (a) should be reviewed and
rewritten. In addition, how is it determined if changed circumstances justify application of the

sulfide pretreatment standards to a facility that was previously exempt?

h. In 5. NR 252.04 (4) (b), should “indirect discharger” be replaced with “specified
facility”?

e
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LAB or Bill No./Adm. Rule No.

X ORIGINAL 1 uPDATED NR 252
SCAL ESTIMATE {] coRrrecTeD ] supPLEMENTAL Amendment No. i Appheable
JA-2048 NIR10/94)
Subject

Regulation of the Leather Tanning and Finishing Industry
Fiscal Effect
State: No State Fiscal Effect

Check columns below only if bill makes a direct appropriation E] increase Costs - May be possible to Absorb
or affects a sum sufficient apprepriation. . Within Agency's Budget [ Yes E] No

£} Increase Existing Appropriation L] Increase Existing Revenues

1 Decrease Existing Appropriation [ Decrease Existing Revenues (] Decrease Costs

[J create New Appropriation

Local: [ No tocal government costs

1. [0 increase Costs 3. [ increase Revenues 5. Types of Local Governmental Units Affected:
- [ permissive [ Mandatory [ Permissive [ Mandatory | [0 Towns 1 vitages [ Cities
_ 2 [J becrease Costs 4. [0 Decrease Revenues [ counties [ Others _
T [ permissive [ Mandatory [0 Permissive [ Mandatory | [] School Districts [71 wrcs pistriets

| Fund Sources Atfected Aftected Ch. 20 Appropriations
T O err [Orep [J Pro [Oers [ se6 [ sEG-S '
. '_A_s'_sump!ior!s Used in Arriving at Fiscal Estimate

SUMMARY OF RULE - The purpose of amending ch. NR 252 is to update the present code 10 ensure consistency with changes made o the
federal regulations found at 40 CFR 425. The new code is equivalent to the federal regulations. The depariment does not have the authority to
be more or less stringent than the federal regulations. NR 252 regulates discharge from leather tanning and finishing facilities. The purpose of
these amendmenis is 1o specify effluent limitations for BPT, BCT, BAT, and NSPS for the direct discharge of poliutants to waters of the state
-y 10 establish pretreatment standards for the introduction of pollutants into publicly owned treatment works (POTWSs). The effect of amending
. #NR 252, Wis, Adm. Code will be to establish state standards and limitations for industrial wastewater discharges from the leather tanning
and finishing industry. These amendments add new analytical methods for the measurement of sulfide in wastewaters at certain tanneries, clarify
| procedural requirements for POTWs to follow in determining whether sulfide pretreatment standards are applicable, revise effluent limitations
{ for BPT and NSPS, and clarify the production levels below which the chromium PSES do not apply. Finally, the amendments remove the upper
* "I pH limit for PSES at cermin tanneries. ' = s R . B ' o

FISCAL IMPACT - These rule changes will have no fiscal effect on state or local government. Existing staff will implement and administer
| these changes in their normal course of duties.

Long-Range Fiscal Implications
None.
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